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- LC/MS IZ L5 E3REO—FHABIE T (BEW)
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T FFu— i BRE OKED)
1. Srkgibew
~FFa—)L

2. KE

Wik v~ 777 «E&oHret (LC-MS) X3k a~ 777 « ¥ o7 AVE &

Si#rat (LC-MS/IMS)

3. A3, ik
WITRT S OLAMNE, BRI 3ITRTHEOE HWS,
TFFa— ) VERL KRNI F 7 a—L 98% L & Ete,

4. BRI DAY

1) fhit

#AEF100gIZT7E R 100mL ZMMZ, REDFA X LI%, WBl AT 5, A ok
BT Frs0mL ZMACHREYF A AL, iR RRRICABRT S, Bbn-A A%
bt TE M oEMATIEMIZ200mL &35, 20 40mL Z80 , 40°CLL N TH 2 mL
FCIRMET 5, ZHIT 10%HT B Y U LERK 100 ML Z N2, FER—F L O n-~H
> (1:1) {BiR 100 mL X OV50 mL C 2 [Efg & D i35, itz &hoe, EAmEET -
ULz THAKL, BKRMEET N Y T L% AR LTz, 400CLLT CTifE L, W% Br
ET5, ZOEREMIIn-—~FH 2 30mL 2 Mz, n-~F i =R~V 30mL 7
SOT2EHRE HHIHT 5, Mk aAbE, 40°CLLFCilgfg L, WL RET D, 08
BT b= MU AZMZTENL, EMIZ6mL & T2, Z03mLEZED, EHITK
TmLZMz 5%,

2) KB
F 7 BTN YA D BT NI =T A (500mg) 127 F= KU/ KUUKE 5mL
ZNERFEAL, MMKITHETS, 2O T AH21) THOLNEEERZFEAL, WHRITHE

5o WNTTER=FU KO (1:1) JBiK10 mL ZFEAL, WHERIZTE =KV
VROK (1:1) BIEZNZ TIERMEIC10mL & L2t Da2RBIAKRE T 5,

5. MEAMDOIER

TF 7 m—)UEERE S 0.001~0.02 mg/L R (72 =K~ UL KROUK (1:1) JBIK) &5
SAELL, 2R EN S UL & LC-MS IZHEA L, B —7 EiE T B — 7 w1k CRER 2 1B
T 5,




6. Tg

ARERVAWE 5 L % LC-MS I[ZIEA L, 5 OB TF Yo —LDOEEEZRKD 5,

7. s e
LC-MS X% LC-MS/MS T L v 7B+ 5,

8. HIESRME
NTLF BTN YA Y SV N 2mm, £ &S 150 mm, KL F£8 5 um
77 LR - 40°C
BEFE : AL O BIRIZOWT FEOBEE AR CTHEIKRT 5,
AR : 2 mmol/L FEliE T &= AVAIK
Bi#k: 7k r=FU/

RefE] (49) | AR (% | Bk (%)
0 70 30
22 10 90
25 10 90
25 70 30

A FbE—F

1) LC-MS ®¥54 ESI (=), ESI (+)

2) LC-MS/MS D4 ESI (—)
EA A (mlz) :

1) LC-MS ®#4A 395 (—) (E=H)

397 (+) (fEmdH)

2) LC-MSIMS D56 U hh—H—A A 395, Fm X A4 330, 262

rFriReIO B2 14 4y

9. EERR
0.01 mg/kg

10. HEFH

1) REREEDOHEEE

TF T — LR BT b THIH, BERT T L RN n-~F s (1 1) BIRIZES
Wb, 7B =NV MATH U REEONA 7 TV U by UV B F VI =015 AT
R L7-%. LC-MS TE& L, LC-MS X% LC-MS/MS T3 2 HiETh %,

2) HEA

OARRBET, KEY (ANE) [CHEHTE 5, 2B, &EY (B, KEKOHE) oxt



T HRENIFEM L TuZeu,
@QLC-MS DA, oA A OMICHER T 54 4 & LTLESI (—) 128V TIiE m/z 397
23, ESI (+) 2B\ TiEmiz399 b 5,

11. Z2E3CHk

JE A A S AR Rl B 0124004 5 TS ITAE R 3 5 IR fBHIS N X
IXEMW R EIE SO Th DB OREEIZHONWT | (=mF 7 a— LR B CERE 17 4 1
H24H)

12. B
C



AR 3

T FFu— )L B (BED)

1. St bam

—F7a—)L
2. IEE
OO N T & mdiRiR 7 v~ ~ 7 F 7 (HPLC (UV) )
Wik v~ 727 - HEmHHEk (LC/MS)

Vi

3. K, MK

WITRT B OLSMNE, RAIO 3IZRTHEOEHWS,

RV ANVKR=LvTa e v Db ) B FvI =725 (1,000mg) W
FZ12~13m DRV =F LU BOH T LEIZ, RUBUALR= LT Ly
UL U 70 1,000mg ZFECA LT DO XIX 24 & RSO BERE 2B
LD NS,

TEM=FIV EHEEEZe~ N7 7HICERES DO

TF 7o —UEREL R F T —L 98% Ll EEETe,

4. AERIAHE O PR
1) fhit

BHOLEIL, BB 10.0 g #EVED . 2K 20 mL 22, 2 FERIAL
BT 5, KOGEF, Rk 5.0 g Z2&VEY ., ERRERRICOUET S, RED
BAEIE, BB 20,0 g #EVERD,

ZZT Ry 100ml ANz, REVFA AL, ®ElAET D, ARk
DO, 7 b 50nl ZMx CTHREIFA XL, LR b FEEICABRT D,
BHoNT=AHRIZT v b o242 CTEMIZ 200ml &3 5, BB M OEREOLGAIL,
Z® 100 mL 2D, 40°CLLFTH 156 mL £ TEMT 5, ZOBEAIZ. 2D 40
mL 280 . 40CLAF TR b ml £ THEMET 2, ZUZ 10%HE/T Y T LK
W 100 mL 20Nz . EEER—F L« n—~FH Rk (1:1) 100 mL KO 50 mL
T 2 ERE DI 5, KA KM SEEAREZ AN TAB L%, A%
40CLAF CIRME L, WIEABRET D, ZOREMICHIRE=F IV « n—~FH
BiR (1:1) 5 nml 2z TENT,

2) Fii
(1) EMRI T L0~ NI TT 44—

EMRI =T A (500mg) ZHER=F L« n—~FHRKE (1:1) 10

mL ZFEA L EHRITEE CH, 2O T A2, 1) THLIRIRZEA LT,



FEfE—F /L« n—~FHRBK (1:1) 10 mL Z1EAT S, 2R %E 40C
DIFCfE L, W2 BRET 5, ZOREMZTE Ny n—~F U RIER (1
9) 5 mL Mz CTEMT,

Q) TI/7ube UL Y BTN T LI NT T T 4 —

T 7Tae v e VSN =F7 8 (360 mg) [ZT7ERV - n
—~FHRIE (1:9) 10 mL Z{FEA L, MHKIZE TS, Zoa7 4512 (D)
THEOLNTRKEZFEAL, MERIZETS, &b, 7 by s n—~FH v
B (1:9) 5 ml ZEAL, MHRITE TS, KWT, 7 hy » n—~FH
IRE (1:4) 10 mL Z3FEA L, K% 40°CLL N CIRME L. W2 RET
5o ZOFEBEMICHIEETF IV 5 nl 2002 TIIT,

(3) RyBUAAF=ATRENLNT VI Y DTNV T AT a~w KT T T
S

RBUANVF= AT o Y ML Y AV =T A (1,000mg) I
7 b 10 mL K OEERE=F /L 10 mL ZNERIEA L., SHRITE TS, 20
77 LT Q) THLNEKREZEANL, WMHIKITE TS, 61, FFg=F /1 5
mL ZyEA L, MHRIZE TS, IRWT, 72 Fr 10mL Z23 A L, I HE % 40C
LINCifs L, Wi EZRET 5, ZOREYWEZ 7 h=F) v KEH#K (1:1)
ICERfR L. IEREIC 4 mL (BFEOEAIT 2 nl, ZXDOHAT 1) LB
BRI & T 5,

5. MEMOIER

TF T o — VERELLO 0.05~1mg/L 7 h=FVU KRR (1:1) &K
PEOSIHELL . FH N 40 L ZHPLCIZHEA L., ¥ — 7 EEXIIY — 7 mfE
L CRERZIERT 5,

6. T&
FERVRHE 40 uL Z HPLCICIEA L, B ORBEHR CoF X u— L& E K
5,

7. HESE

1) HPLC

Frties @ UV (%R 275 nm)

BT FIETINTINMMET Y B CRiFE 5 um)  PEE 4~4. 6 mm,
£ X 250 mm

717 AR . 40C

BEHE: TER=FU - KRB (1:1)

RFFRF O R Z © 9%



2) LC/MS

HIh: FTEFIAU Y B ik 5 um) . PNEE 2 mm,
£ X 150 mm

BErE: K-7®r=FU MR 1:1)

A FAbE— R : ESI

FpAF Yy (w2 . IEAFE—F 397, 399, AAFFE—F 395, 397
HFAE: 4 ul

RFFRF O R Z . T

8. EE[RRA
0.02 mg/kg (ZKIZ&H > TIL 0.05 mg/kg)

9. HEFH

1) RABREoE

TF I — L ER BT N THI L, BT - n—~F YR
(1:1) [ZHaIET 5, IEHERI =T L, 777Uk U o
S TFTAEARORB AN R= AL Ta NN YU U DAV =8 T AT
KR L72% . HPLC(UV) THIE L. LC/MS THEFRT 2 HiETH 5,

2) EEMA

(1) ERESIE 2 K 2 72012, AR BE AROMD D ITEKERET Y 7 A
ZAEH L2 alE, EERO KERIE T2/ <,

(2) HERBERFICZ~ VY a URERT D500 5, (REE LTI, 47
ZFIN VAL ) BV =T A (1,000 mg) R+ 2 5ERH 5, [#H
EMEEE . BUBHBIMIK (TE 720 ABRELTIREE) 20725 (TFER=F
UL 5mL } OVK bl CHERPEE L7-b D) ICARLIZ#%., 7T h=KrU L - K
BHE (7:13) 10 mL T, 7 F=FUb - KRKE (3:2) 10 mL XiZ
TEr=FrUJ 10 oL TIEHET S, ]

3) RoBLoANVKR=LTa NN Y D BTN T AT aw N T T 7 4
—IE. KHE DD IR NRENTIE, BT A ELAEETH D,

1 0. & Hk
L

11.
C



